spectra and DEPT for compound 4-7 and caged aldehyde 1'. J vales are given in Hz. IR spectra were measured on a Perkin Elmer Spectrum RXI FT-IR spectrophotometer and reported as cm -1 . Mass spectra were obtained using Bruker micrOTOF spectrometers in electrospray positive ion mode.
Reaction Scheme
a) Bi(OTf) 3 (2) was prepared according to the synthetic route described by Wang et al. 
Synthesis

4-(Dimethylamino)-2-(hydroxydiphenylmethyl)phenol
4-(6-(Dimethylamino)-4,4-diphenyl-4H-benzo[d][1,3]dioxin-2-yl)butanenitrile
4-(6-(Dimethylamino)-4,4-diphenyl-4H-benzo[d][1,3]dioxin-2-yl)butanoic acid (6)
Nitrile 5 (0.30 g, 0.75 mmol), was dissolved in a saturated solution of KOH in 2-methoxy methanol (2 mL). The solution was heated at reflux for 18 hr, cooled and HCl (2 M) was added dropwise until the pH was adjusted to 2. The solution was extracted with CH 2 Cl 2 (2 x 20 mL), the organic extracts were combined, dried over MgSO 4 and reduced to dryness to yield compound 6 as a brown oil (0.28 g, 89%); R f 0. 
2,5-Dioxopyrrolidin-1-yl 4-(6-(dimethylamino)-4,4-diphenyl-4H-benzo[d][1,3]dioxin-2-yl) butanoate (7)
To a solution of acid 6 (0.20 g, 0.479 mmol) and N-hydroxysuccinimide (0.066 g 0.574 mmol) in anhydrous CH 2 Cl 2 (2 mL) was added N,N'-diisopropylcarbodiimide (0.073 g, 0.575 mmol) in anhydrous CH 2 Cl 2 (2 mL). The solution was stirred for 72 hr at room temperature and quenched with brine. The aqueous layer was extracted with CH 2 Cl 2 (3 x 10 mL), the organic layers were combined and dried over MgSO 4 . The solution was evaporated to dryness and the residue purified by silica column chromatography (1:1 EtOAc/hexane) to yield compound 7 as a yellow oil (0. (1 H, t, J 3 3.1, CH) ethane-2,1-diyl) )bis(oxy))diethanamine (8) was prepared according to the synthetic route described by Numata et al. [1, 3] dioxin-2-yl)butanamide (1') NHS ester 7 (0.100 g, 0.195 mmol) in dichloromethane (1 mL) was added dropwise to a solution of tetraethyleneglycol diamine 8 (0.149 g, 0.777 mmol) in dichloromethane (1 mL) over 30 minutes. The solution was stirred for 48 hours at room temperature and quenched with brine (10 mL). The aqueous layer was extracted with dichloromethane (3 x 10 mL), the organic layers were combined and dried over MgSO 4 . The solution was evaporated to dryness and the residue purified by silica column chromatography (2:8:0. 
1'
13 C NMR in CDCl3
